C 22 H41N 2 O4Rb, monoclinic, P21/n (no. 14), a = 10.8160(9) Å, b = 17.7253(16) Å, c = 13.2179(12) Å,
CrysAlis [1] , SHELX [2, 3] , Diamond [4] silica tube. The mixture was heated to 800°C for 15 h and slowly cooled to room temperature with a rate of 0.5°C/min. Bis(pentamethylcyclopentadienyl)zinc (ZnCp* 2 ) was prepared as described in literature [6] . 113 mg Rb 12 Si17, 35 mg 1,4,10,13-tetraoxa-7,16-diazacyclooctadecane (diaza-18-crown-6; Merck, p. a.), and 25 mg Zn 2 Cp* 2 were placed in into a dry Schlenk vessel and ca 2 mL NH 3 (Westfalen, 99.999%, stored over elemental Na) were condensed on this. The obtained light yellow solution was stored at −70°C for 11 months, after this time yellow crystals of the title compound were found. An appropriate crystal was selected under perfluoroalkylether in a stream of cold nitrogen gas.
Experimental details
The methylene and methyl H atoms have been refined using a riding model with U iso set to 1.2 and 1.5 Ueq(C), respectively. The H atoms bound to N Atoms have been located from the difference Fourier map and refined with free atomic coordinates and an U iso of 1.2 Ueq(N) [3] .
Comment
During our investigations of the behaviour and reactivity of Si containing Zintl compounds in solution with the goal to synthesize transition metal complexes with Si clusters as ligands analogously to the known Ge compounds [7] , liquid ammonia has been found to be a highly suitable solvent [8, 9] . For supporting the dissolution of the solid Zintl compounds often sequestering agents like crown ethers or cryptands are necessary. In the present experiment, diaza-18-crown-6 has been used to dissolve Rb 12 Si17 in liquid ammonia in presence [Rb(diaza-18-crown-6)]Cp* crystallizes in space group P21/c with all atoms at general positions. The Rb + cation is coordinated by one diaza-18-crown-6 molecule and one Cp* anion. While pure RbCp* is found to crystallize in polymeric "multidecker" strands [10] , here the presence of the crown ether causes the formation of molecular units, similar to the effect of 18-crown-6 on RbCp* in THF [11] . The Rb + cation is situated near the centre of the diaza-18-crown-6 molecule but apart from the ring plane shifted in direction of the Cp* anion as previously found for [Rb(diaza-18-crown-6)] complexes in Fulleride salts [12] . Rb is bound to the Cp* ligand via two short Rb-C bonds of 3.075(3) Å and 3.210(3) Å which are in the same range as those observed for the η 5 coordination in [Rb(18-crown-6)]Cp* [11] . All atoms of the Cp* ligand are in plane and the cyclopentadienyl ring is a nearly perfect pentagon (C-C bond lengths between 1.398(4) Å and 1.418(4) Å, C-C-C angles between 107.3(3)°and 108.8(3)°) which differs clearly from the shape of the neutral Cp*-H molecule [13] , suggesting that the negative charge is located at Cp*. Confirming the neutral nature of the diaza-18-crown-6 molecule, one H atom close to each N atom could have been located from the Fourier map. In contrast to the structure of the free diaza-18-crown-6 molecule [14] , where the N-H bonds are parallel, both the N-H bonds of the [Rb(diaza-18-crown-6)] complex are directed almost perpendicular to the ring plane. Probably the orthogonal N-H bond hampers the formation of the symmetric η 5 coordination, possibly by forming N-H· · · C hydrogen bonds instead.
